C-NMR spectral features that 2 consisted of an oleoside 11-methyl ester unit and a triol (14) moiety like 1. The structural difference between 1 and 2 could be accounted for only by the point of ester linkage. The signals of H-5Љ and C-5Љ resonated in a lower field, compared with the corresponding signals of triol (14), demonstrating acylation of the hydroxyl groups at C-5Љ in 2. The ester linkage was further confirmed using the HMBC technique. Final confirmation was obtained by partial methanolysis of jasnudifloside A (11) to 2. Accordingly, the structure of 2 was assigned to jasnudifloside G.
The 1 H-and 13 C-NMR spectral features of jasnudifloside H (3) resembled those of jasnudifloside A (11), the differences being the absence of signals due to a carbomethoxyl group. Methylation of 3 with CH 2 N 2 -Et 2 O gave 11, while methanolysis of 3 afforded oleoside dimethyl ester (16) and a carboxylic acid (17). These results led us to formulate the structure of jasnudifloside H as shown.
Jasnudifloside I (4) was also isolated as an amorphous powder, with molecular formula C 26 H 38 O 12 . The 1 H-and 13 C-NMR spectral features of 4 were very similar to those of jasnudifloside C (12), 3a) except for the absence of signals for an oleoside 11-methyl ester (10) unit and chemical shifts of the proton and carbon signals around C-7Љ. The upfield shifts of H 2 -7Љ and C-7Љ and downfield shifts of C-2Љ of 4 relative to the corresponding signals of 12 demonstrated that the hydroxyl group at C-7Љ was intact in 4. These findings suggest that 4 is a derivative of 12 missing an oleoside 11-methyl ester (10) moiety at C-7Љ. This was confirmed by partial methanolysis of 12 to yield 4 along with oleoside dimethyl ester (16). Accordingly, structure 4 was assigned to jasnudifloside I.
Jasnudifloside J (5) was recognized as an isomer of 4 from its HR-SI-MS measurement. Its 1 H-and 13 C-NMR spectra demonstrated that 5 possessed an oleoside 11-methyl ester unit and a triol (14) moiety as in 4. The absolute configurations of the triol moiety were ascertained by nuclear Overhauser enhancement and exchange spectroscopy (NOESY) correlations between H-3Љ and H-1Љ, H-5Љ and between H 3 -6Љ and H-2Љ. The sites of ester linkage were determined by the HMBC interactions between H 2 -10Љ and C-11 and between H 2 -7Љ and C-7. Thus the structure of jasnudifloside J was characterized as 5.
The NMR spectral features of jasnudiflosides K (6) and L (7) resembled those of jasnudiflosides F (1) and A (11), respectively. A significant difference in their 1 H-NMR spectra was that 6 and 7 revealed additional signals ascribable to a bglucosyl unit [6: d 4.24 (d, Jϭ7.5 Hz); 7: d 4.23 (d, Jϭ7.5 Hz) ]. The 13 C-NMR spectra of 6 and 7 also showed a set of signals assigned to a second terminal b-glucopyranosyl unit. This unit could be determined to be attached at C-10Љ of the triol moiety in each case by the glycosylation shift observed for C-10Љ [6: Dd ϩ7.8 ppm; 7: Dd ϩ7.7 ppm] and C-8Љ [6: Dd Ϫ2.6 ppm; 7: Dd Ϫ3.0 ppm] and by HMBC interaction between H-1ٞ and C-10Љ. Thus jasnudiflosides K (6) and L (7) were formulated as shown. Nudifloside D (8) was recognized as another isomer of jasnudifloside F (1) from its HR-SI-MS measurement. Its 1 Hand 13 C-NMR spectra showed signals due to a monoterpene unit in addition to a set of signals corresponding to oleoside 11-methyl ester, implying a structural similarity of 8 to 1. However, detailed two-dimensional NMR experiments with 8 demonstrated that the cyclopentanoid monoterpene unit in 8 differed from 14 but was the same triol 18 as in nudifloside A (19). 3b) HMBC experiments with 8, where 3 J interactions were observed from the H 2 -7Љ to C-7 carbon, as well as comparison of 13 C-NMR spectral data of 8 with those of 18 and 19, showed that the hydroxyl group at C-7Љ was esterified with the C-7 carboxyl group of the oleoside 11-methyl ester (10) unit. Therefore the structure of nudifloside D was determined to be 8.
Compound 9 was analyzed for C 46 , and 333 nm, implied that compound 9 was an ester of oleoside 11-methyl ester (10) with acteoside (13), which was also isolated from this plant material. Comparison of the 13 C-NMR spectral data of 9 with those of 13 and oleoacteoside (20) 8) demonstrated that the hydroxyl group at C-6Ј in the glucose moiety of acteoside was acylated in the structure of 9. The HMBC spectrum of 9 revealed a correlation of C-7ЉЉ with H-6Ј (d 4.05), suggesting that the C-7ЉЉ carboxyl group of the oleoside 11-methyl ester unit was esterified with the 6Ј-hydroxyl group of the acteoside unit. Base on these data, compound 9 was characaterized as illustrated in the figure and designated as isooleoacteoside.
Experimental
The UV spectra were recorded on a Shimadzu UV-240 spectrophotometer and the IR spectra on a Shimadzu FTIR-8200 infrared spectrophotometer. The optical rotations were measured on a Jasco DIP-370 digital polarimeter. SI-MS and HR-SI-MS were obtained with a Hitachi M-4100 mass spectrometer. For SI-MS, glycerol was used as the matrix. The NMR experiments were performed with Varian VXR-500 and Varian Gemini-300 spectrometers, with tetramethylsilane (TMS) as internal standard. HPLC separations were run on a Waters system (600E Multisolvent Delivery System, 486 Tunable Absorbance Detector). TLC was performed on Kieselgel 60F 254 plates (Merck) and spots were visualized under UV light.
Isolation of Glucosides The source of plant material was described in a previous publication.
3) Dried leaves of J. nudiflorum (350 g) were extracted with hot MeOH. After concentration, the extract (61.4 g) was suspended in H 2 O and filtered through a Celite layer. The filtrate and washings were combined and extracted successively with CHCl 3 and n-BuOH to give three fractions weighing 0.9 g (CHCl 3 ), 20.5 g (n-BuOH) and 24.4 g (H 2 O). The nBuOH-soluble fraction was chromatographed on a Wakogel LP-40C 18 (Wako Pure Chemical Industries, Osaka, Japan) column. Elution with MeOH-H 2 O mixtures of the increasing MeOH content gave 10 fractions. Fraction I (H 2 O effluent, 1.02 g) was further purified by a combination of preparative TLC (CHCl 3 -MeOH, 7 : 3 or n-BuOH-AcOH-H 2 O, 4 : 1 : 0.5) and preparative HPLC (mBondasphere 5mC18-100 Å, MeOH-H 2 O, 3 : 2) to give syringin (35.2 mg), oleoside 11-methyl ester (10) (14.5 mg), acteoside (13) (91 mg), and poliumoside (106 mg). Fractions II-X were also purified by preparative TLC (CHCl 3 -MeOH, 3 : 2 or n-BuOH-AcOH-H 2 2 mg), 8 (3.8 mg) , nudifloside C (8.9 mg), jasnudifloside A (11) (13.7 mg); fraction VI (15% MeOH effluent, 0.67 g): poliumoside (14.4 mg), 6 (3.5 mg), 2 (13.9 mg), 1 (58.5 mg), jasnudifloside H (3) (35.6 mg), isooleoacteoside (9) (3.0 mg), jasnudifloside L (7) 
